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Abstract 



PROBLEM TO BE SOLVED: To provide a process for preparing a hydroxy-contg. siloxane conripd. which 
can conduct a hydrosilyl reaction of an unsatd. alcohol compd. with a hydrogen-modified siloxane compd. 
without protecting the hydroxy! group of the unsatd. alcohol compd. and, at the same time, enables a 
hydroxy-contg. siloxane compd. to be industrially advantageously prepared by reduced steps without 
sacrificing the yield and the purity. 

SOLUTION: This process for preparing a hydroxy-contg. siloxane compd. comprises reacting a hydrogen- 
modified dimethylsiloxane compd. with an unsatd. alcohol compd., wherein the reaction is conducted 
without protecting the hydroxyl group of the unsatd. alcohol compd. in the presence of a vinylsiloxane 
complex of platinum as a catalyst. 
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fr^Ss i - H^Mix^ f-^i-i^n^Hf 

(7KSifl8 100, f*-5TlS¥i%^^^fi8 1 0 OX'h 
hi^')d-7-) 2 00 0g (hh'Di^U/wattrO. 
247^;l.ffli) ^ (VI) {ZmLfznmM 

( 3S*%=Jfi^Vy}§fS) 2:9 2. 8// 1 (1. 2x1 
0-^^)V, Si-Hll*ttT5xiO-5^;l-)i?ttT, 

CH, 

I 

CH.CHsCHiCHi-S i 0 

CH, 



1280 
16 10 
1. 26 

:L^V>y^)-3-)V^yT'})V:i.-T>V5 0. 4g 
(0. 4 9 4^;L'. Si-mznLX2^^lV) bLfz 

RJE4B£ft*^'iffi»jiiB£:5J-$r 1 0 O'C/1 3 3 P at'2 
i^ia*^{tTvg*f^. :^yryyy ^)\^i?-X'^iSiL. * 
fe3i0Bc7)?s*i 9 5 osi^fz. z<7)l(7)(n I r;?>'<^' 
mmmmc p c ^^sjifi^iei^ii o x-f) 

[0039] 

[^1:17] 

C H 3 C H 3 



(S i 0) n-S i 
I ! 

C H 3 C H 3 



HOCH2CH2OCH2CH2CH2 



[0040] 

I R (KBr) : cm- 
3420 (O-H) 
2960 (C-H) 



1 260 (Si -CH3) 

1 100--1020 (S i-0) 

*i!a:0. 19%. tS-7T *iES^*8 86 0 



GP C : ;if J ;^^^>^KOi;tT%^^^4 ( M n ) 

me^i^^^fi (Mw) 

(Mw/Mn) 

[0 04 1] HJfeW? 

'j-feuy^yry/px-f/i/toh kd^u^hi:) nil 
0iJ3tcfc(tl.^>'^'^^;u>''i^D^Hfy{cft;tT. fr* 
«S i -H^iSi;;><f-;L'>-Ddr-i?-y7}-U:fv- (*#^ 
41 3 0 0, (MoTlST^^^il 3 0 0T'^)l.:^■'Jd■ 
-7-) 5 0g (hKDi^UyuattTO. 0 3 8^;HB 
3) 5^ (VI) iz^sttzB^fm iSMMX^i^ 

l'y^m)^ie. 8m \ (1. 9X10-6^;U, Si 
-Ht*tLT5x 1 0-5^;l/) fiqtT, /'J-t'jyty 



1 0400 
11700 
1.13 
TU/UX-T^/H Og (0. 



0 7 6^:;!/, S i-Ht*f 



LX 2^^;>) L^c;aJ'Mill)iCaj3 tH^CKISS-fr 

O-C/l 3 3PaT'2B#raWT}g*m. ;^y7'7y7 
>f;P^-T-53aL. *fe5SBS£^?Si!|s5 2. 6g2r#!t. 
C:ot,<7)co I Rj^/^^ h;k TKffiSilH.l/'GPCcr)^ 

[0042] 
[ftl8] 



(10) 



#S¥9-227688 



CH, CHs CH3 
I I I 

CH,CH2CHsCH2-S i 0- (S i 0) n-S i 

CH, CH, CH3 



HOCHjCHCHjOCHjCHiCHz 
I 

OH 



[0043] 

IR (KBr) : cm- 
3420 (0-H) 
2960 (C-H) 



1 260 (S i-CHa) 

1 120-10 1 0 (S i -O) 

: 2. 8 3%. ^^oT *i?«^fi600 



G P C : --K >J yi^inm^i^^'FM. ( M n ) 
ftfi¥%^J-i^fi (Mw) 
(Mw/Mn) 

[0044] HJtefi^ljS 

>j /ur ;u 3 -;i'£7) t f n y ;wt; ) iS#iia t {%&^m. 
aiA'ffiTgESrBXOWtt^tl 0 OmlHP77:^3tc. 

a*l 3 00, isf-5Tm¥^:5)-^il 3 0 0T'*^3riJ 
a'"-7-)12. 5g(0. 0 09 5^;U) tTU;UT;l^ 
rr-;U4. 4 1g (0. 0 7 6^;l-, Si-HtZ^sfLT 
2fg^;U) ftatf. Ztll,Z6 O'CT^ (VI) lI^L^te 
{3mM%^i^Uymm) rl6. 8a l (0. 
1 9X 1 0-6^:;l-, S i-HCStLT5xi 0-5^;U) 
»L/>:. iP,@llc^*^'iga^^>ii. ^0<7)>^5feffiS i - 
H^^l>''^^;WvndfHt>->}-U::fv-3 7. 5g(0. 

0 28 5t;p) $r sm^nxmruztk. m&zmmL 

CH, 



1000 
1 380 
1 . 38 

/>:*tmiSJ«MS:ffv\ $^>t2^ (VI) tcS^Ucfi^ 
MS (3a*%^>'^>-^?g) 2:8. 4;(xl (0. ix 
10-6^;P. Si-H(CitLT2. 5 x 1 Q-^^;!^) ^. 
jDL3 0i5-SM2:tf-:>7t. I R^^'^i? h;u*>^>{i, it* 
ffiS i -H^-|4i^'p<^;Ui^odr-if >'5tU 3rv-c7)S i - 

#i^ii/iRf5^%*-^.m*j£:M-^ 6 or/ 1 3 3 P 

L, *feSB^OM*49. 5g^tt:t. i(7)ti50<7)IR 
X'<:7h;l.. 7j<i?Si»&l/^GPCi7)Sg*(ifM£^jiO 

[004 5] 
[^tl9] 



CH, CH, 
I I 

CH,CH,CH ,CHi, -SiO- (SiO)n-Si- 

I I I 

CH, CH, CH, 



CHtCH.CHiOH 



[0046] 

IR (KBr) : cm"' 
3420 (0-H) 
2960 (C-H) 

G P C : ;K'J :^^\y>mnm'fi^^'i-M. ( M n ) 
MM^i^^^M. (Mw) 
(Mw/Mn) 

[0047] |Ufe0lJ9 

*ffiS i -H^M4i^*^^;Ui^adr-9->5j-U3'V- (** 

141300. lio-ciicTfei^a-^ai 3oot'j)i.jr'j 

:?V-) 12. 5g(0. 0 09 5t;P) fcTU/Ur;!/ 



1 260 (S i-CHs) 
1 120-10 1 0 (S i -0) 
*Ka: 1 . 5 1%, tE!-5T 7l<S?Sifill20 

1220 
1 580 
1.30 

a-)U4. 4 1g (0. 0 7 6^;l/. Si-Ht*tLT 
2fg*;u) ftatf. c:n(c6 0-C-t'^ (VI) 

Mm(3mM.%^'>\^ymm ^4. 2m \ (o. o 

4 8xiO-6^;U. Si-Hl3JtLTl. 2 5x10-6 

5 i-H^^14i^'>f-;Pv-n^-t>;tUa^-7-3 7. 5g 
( 0 . 0 2 8 5^)U) (VI ) fc:q^Lfv:e^J!!l!iS ( 3 



(11) 



^^^9-227688 



l^o^i^Uymm) Srl2. 6/il (0. 143X1 
O-^'tJU. Si-HtcJ^LTS. 7 5x 1 0-5^;!/) 

JtraE4ES:ft*^4.m*j5:^2: 6 O-C/ 1 S 3 P a T'2 

CH, 
I 



[0048] 

[^1:2 0] 

CH, CH, 
1 



CHoCH.CK.CH, -S i 0- (S i 0) n-S i -CH,CH,CH,OH 

I I I 

CH, CH, CH, 



[0049] 

IR (KBr) : cm-i 
34 2 0 (0-H) 
296 0 (C-H) 

G P C : --K ij Xi-\^yi^nc0^^i^^^t ( M n ) 
Mft^^^^fi (Mw) 
^tiJg (Mw/Mn) 

[00 50] HJfe^Jl 0 

t x-f Ix "J rj y 7 'J ;l^x-r t H n 'J 
Mb) M5t?ffiS i -HS!tti^'^f-;Pi/D^-9->:t'J 
- (TKfS^fil 24 0, tS£-:.TStTlfe»^^42 4 8 0T 
S)l.;i-'J:^-7-) 11 OOg (t HDv-iJ^WStLT 
0. 8 8 5^:;l/ffii) $-fflV^x^^>/y3-;P^yT 
ij;ux-r;H8 0. 5g(l. 7 7^;u) t^W) 
^ZTjklfc&^MM (3mt%^=y\yymWi) $-3 3 2. 



1 260 (Si -CHg) 
1120-1010 (Si-0) 
mm : I. 5 1%. m-^X 7j<KSS«l 1 2 0 



1220 
1 580 
1.30 

42xi0-5^;l^, Si-HtWLTSx 

tz. mzKim^^yryyy ^ )U9-x'bi&L, iife 

^B^cr>m# 1 1 5 0 g intz. dOtOO I RX^::^ h 
/i^. *SSSft5U^GPCi7)^^lifM£<oaot'*)Os 

[005 1 ] 
Ut2 1 ] 



Jul (4, 



CH, 



CHi 



CH: 



H0CH2CH,0CH,CH,CH,-S i 0- (S i 0) n-S i 1 

I I I 

CH, CH, CH = 



[00 52] 

I R (KB r ) : cm-' 
345 0 (0-H) 
296 0 (C-H) 

G PC : <1f J X^Uyi^McOWL'^^^^^i ( M n ) 
MA^^^^ (Mw) 
^WL& (Mw/Mn) 

[00 53] IIM01I1 1 

U xf - U y U 3 -jl-^ y 7 'J 7Ux— f;l/i: coh H n 

-7- (*fgi«l 320, fi!-5TSc¥J^^i^ai3 20 
T'J>S^yd'v-) 50g (t h'Di^U;l.StLtO. 
0 3 8^;l^ffl§) SrfflV\ S (VI) tlS^L-tSMii^ 
{3mM.%^i^\^yMm) i2jjil (Si-HtStLX 



HOCHiCHjOCHiCHiCHa -■ 
1 260 (S i-CHa) 
1 1 00-1 020 (Si -O) 



*®a : 1 . 2 0%. t^^T ^KffiSS* 14 2 0 



3 270 
3890 
1. 19 

5x1 o-6^;U) ff^T- TjCt^Uc^l^'Jxf-ixy^' 
'J =!-;u^:y7U;ux-x;u (?4ligSpm5e^a ; 
:t y:7XPKA-5 0 0 1 CH (OCHj CHj ) m O 
CHj CH = CH2 ] : t'x;l^^4=2 1 7) 12. 
4g (0. 0 5 7^;P, Si-HtCJtLTl. 51g^ 

)i) bitzmmmkm2tmmi,zKjii^-\tt:. Km 



(12) 



^11^9-227688 



m^m^ 1 2 o'c/1 3 3 p aX'2mm^in-isi 

5 8. 2s5r#3t. Zc/)h<^(r>lRX^'?h)U. *SS 

I 

CH.CHzCHzCHz-S i 0 

I 

CH, 



[0054] 
[^1:2 2] 

I I 
(S i 0) n-S i 

I I 
C H 3 C H 3 



H (OCH2CH2) mOCHzCHjCHj 



[0055] 

I R (KBr ) : cm- 
344 0 (O-H) 
2960 (C-H) 



1 260 (Si -CH3) 

1 100-1 020 (Si-0) 

*Sa:l. 12%. t*oT *eSi*15 20 



GPC 



^^Hi,^ (Mw/Mn) 



[00 56] 



(Mn) 1760 
(Mw) 2200 
1. 25 

msi,imf^m<7)^x'jj^^i^zmzm»tiz t m 



XP-002083091 _ 

5/44 - (C) FILE CA i iTia'^ ^ 

AN - 127:263230 CA ^^X)^ n 

TI - Manufacture of hydroxyl-containing siloxanes 

IN - Yamamoto, Yuichi; Ayama, Kyoichi 

PA - Chisso Corp., Japan " 

SO - Jpn. Kokai Tokkyo Koho, 12 pp. 

CODEN: JKXXAF 
PN ^->JP9227688 A 19970902 Heisei 
AP - JP 96-37833 19960226 
DT - Patent 
LA - Japanese 
IC - ICM C08G077/38 

ICS C08G077/14 
CC - 35-7 (Chemistry of Synthetic High Polymers) 

AB - The OH-contg, siloxanes are prepd. by reacting H-modified di-Me 
siloxanes and unsatd. ales, with OH being unprotected; in the 
presence of Pt vinylsiloxane complexes as catalysts. Thus, 0.05 mol 
pentamethyldisiloxane and 0.10 mol allyl ale. were treated at room 
temp, in the presence of Pt[ [ (CH2:CH)Me2Si]2032 at room temp, while 
removing low b.p. components at 55. degree, and 266 Pa to give 
Me3SiOSiMe2CH2CH2CH20H with purity 95.5%. 
ST - hydroxyl siloxane prepn hydrosilylation unsatd ale; 

hydrogen modified siloxane hydrosilylation unsatd ale; 
platinum vinylsiloxane complex catalyst siloxane 
hydrosilylation; pentamethyldisiloxane hydrosilylation unprotected 
allyl ale; vinyltetramethyldisiloxane platinum complex catalyst 
siloxane hydrosilylation 
IT - Hydrosilylation catalysts 

(prepn. of OH-contg. siloxanes by hydrosilylation using 
unprotected unsatd. ales, and Pt vinylsiloxane complexes) 
IT - Polysiloxanes, preparation 

RL: IMF (Industrial manufacture); PREP (Preparation) 

(prepn. of OH-contg. siloxanes by hydrosilylation using 
unprotected unsatd. ales, and Pt vinylsiloxane complexes) 
IT - Unsaturated alcohols 
RL: RCT (Re act ant) 

(prepn. of OH-contg . siloxanes by hydrosilylation using 
unprotected unsatd. ales, and Pt vinylsiloxane comple*xes) 
IT - 27274-31-3, Polyethylene glycol monoallyl ether 
RL: RCT (Reactant) 

(Nissan Uniox PKA 5001; prepn. of OH-contg. siloxanes by 
hydrosilylation using unprotected unsatd. ales, and Pt 
vinylsiloxane complexes) 
IT -i- 31900-57-9D, Dimethylsilanediol homopolymer , .alpha. -(dimethylsilyl )- 
. omega. -[ ( trimethylsilyl )oxy ]- 115254-29-0 128147-45-5, 
Poly [oxy (dimethylsilylene ) ] , . alpha . - (dimethylsilyl ) - .omega . - 
t (trimethylsilyl)oxy]- 
RL: RCT (Reactant) 

(oligomeric; prepn. of OH-contg. siloxanes by hydrosilylation 
using unprotected unsatd. ales, and Pt vinylsiloxane complexes) 
IT - 74 40-06-4D, Platinum, divinyltetramethyldisiloxane complex 
30110-75-9D, Divinyltetramethyldisiloxane, platinum complex 
RL: CAT (Catalyst use); USES (Uses) 

(prepn. of OH-contg. siloxanes by hydrosilylation using 
unprotected unsatd. ales, and Pt vinylsiloxane complexes) 
IT - 18048-24-3P 94592-98-OP 105463-86-3P 128420-74-6P 

195866- 98-9P 195867-04-OP 195867-10-8P 195867-16-4P 

195867- 22-2P 

RL: IMF (Industrial manufacture); PREP (Preparation) 

(prepn. of OH-contg. siloxanes by hydrosilylation using 



unprotected unsatu. ales, and Pt vinylsiloxai.^ complexes) 
107-18-6, Allyl alcohol, reactions 111-45-5, Ethylene glycol 
monoallyl ether 682-11-1 , Trimethylolpropane monoallyl 
ether 1438-82-0, Pentamethyldisiloxane 25136-53-2, Glycerin 
monoallyl ether 
RL: RCT (Reactant) 

(prepn. of OH-contg. siloxanes by hydrosilylation using 
unprotected unsatd. ales, and Pt vinylsiloxane complexes) 
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